Compound 1 was identified as lugrandoside, which was formerly obtained from various Digitalis species, by comparison of its spectral data (UV, IR, 1 H-, 13 C-NMR, FAB-MS) with those reported in the literature. 1) Compound 4 was characterized to be trans-ferulic acid on the basis of its NMR data, 6) FAB-MS data and direct comparison (TLC) with the authentic sample.
Ferruginoside A (2) was obtained as a colourless, amorphous powder. The positive ion FAB-mass spectrum of 2 displayed a quasimolecular ion at m/z 663 ([MϩNa] ϩ ), suggesting the molecular formula C 29 H 36 O 16 , the same as that of 1. The UV spectrum of 2 showed absorption maxima at 219, 249, 289 and 327 nm, indicating its polyphenolic nature. Its IR spectrum contained absorption bands for hydroxyl ( the presence of two b-D-glucose moieties. The sugar sequence within 2 was determined to be (G t 1→G i 6) with the aid of 1 H-13 C long range correlations ( Fig. 1 ) observed in the heteronuclear multiple bond correlation (HMBC) spectrum between a deshielded C-6Ј atom (d 68.4) and H-1Љ, as well as by a significant dipolar coupling traced from the rotatingframe overhauser spectroscopy (ROESY) experiment of 2 between H-6Ј and H-1Љ. From the comparison of these data with those of 1, it was apparent that 2 bore close resemblance to 1. However, H-2Ј, which was intercoupling with H-1Ј of the core glucose unit, was abnormally shifted downfield (␦ 4.55, dd, Jϭ7.8, 9.0 Hz), indicating the involvement of a caffeoyl function at this position, instead of at C-4Ј as in 1. An HMBC cross peak between H-2Ј and the carbonyl function of the acyl moiety (d 168.2) further confirmed 1 and 2 to be positional isomers. All other structural assignments were substantiated by the results contained in the two dimensional homo-and heteronuclear NMR measurements. Thus, the structure of 2 is 3, C-NMR spectra of 3 were very similar to those of 1 and 2, containing three aromatic protons (ABX system at d 6.68, 6.70, 6.57, H-2, H-5, H-6, respectively) and a benzylic methylene proton signal at , but the signals of the acyl moiety were absent. Indeed, the acetylation of 3 in the usual manner yielded a nonaacetate 3a exhibiting only two aromatic and seven aliphatic acetoxyl resonances in its 1 H-and 13 C-NMR spectra (Tables 1, 2) . These results led to the conclusion that 3 is deacyllugrandoside (ϭdeacylferrugi-noside A). In order to confirm this assumption, compounds 1-3 were separately methylated with CH 2 N 2 . The following alkaline hydrolysis of 1 and 2 yielded 3b (ϭdeacylglycoside dimethylether), on TLC, which was identical to the partially methylated derivative of 3 by CH 2 N 2 . On the basis of this evidence, the structure of ferruginoside B (3) was determined to be 3, 
